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Ainseidelinaaeuisieszimuiinalulasauioualutewd Seiaulaininisnisves AOAC
(2012) (METHOD OF FERTILIZER ANALYSIS) in15Us¢1iiua1119nfed (Accuracy) A31ULIWEN
(Precision) wagUTuasnaaiam1saias1eld (Limit of Detection) naaeulagldfatndnidaiuses
(Certified Reference Material; CRM) ¥04gi38 (Jugns 46-0-0) uazupaifouuenlullonlunsm (Jogns
26-0-0) AiszsumUTLdY 49 NaNg i HAN1INAFBUUTEEIUAINYNABIAIN 3 35 A 1.11A1 Recovery
fsziunITNdy GNRIGEY @ lEwinfu 100.01%, 99.87% way 100.05% A1u&IsU 2. ¥1AIANY
uansnsvesAAlATERlFuAaTsres CRM Tagld ttest Aszdunuidudu ge nans s Idvindu 0.20,
1.17 wag 0.23 Mud1du waz3.Useifiutneninuidosiuyinfu 46.55+0.06%TN, 25.99+0.06%TN uay
1.00+0.01% TNaua19U Ussiiunnuuduglagldaunis Horwitz’s Ratio laA1 HORRAT winfiu 0.48,
0.54 uay 0.33MudRU NMIMIUTIIAUAIEATIaNTaAATIEAL (LOD) iy 0.2 % TN wazU3unm

AgafianusalATIERkarTIenuEald (LOQ) Wiy 0.5% TN Feriilaviavuas1unaeiniseeusuny

HINIZIUEING
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Abstract

The method validation is verified the accuracy and precision in analytical method to
ensure that reliable results. Fertilizer analysis laboratory had validation of analytical methods for
the determination of total nitrogen in chemical fertilizers. Which was in-house Method based on
AOAC (2012) (METHOD OF FERTILIZER ANALYSIS) have evaluated the accuracy, precision and limit
of detection (LOD) test by using certified reference material (CRM) of urea (fertilizer 46-0-0) and
calcium ammonium nitrate (fertilizer 26-0-0) at high, medium and low concentrations.
Assessment of the accuracy by 3 ways: 1. % Recovery at high, medium and low concentrations
equal to 100.019%, 99.87% and 100.05%, respectively 2. Find the differences of the analysis is the
certificated value of CRM using t-test at high, medium and low concentrations equal to 0.20, 1.17
and 0.23, respectively, and 3.Assess the reliability equal to 46.55 + 0.06% TN, 25.99 + 0.06% TN
and 1.00 + 0.01% TN, respectively. Assess precision by using the equation Horwitz's Ratio was the
HORRAT of 0.48, 0.54 and 0.33, respectively, for the Limit of Detection (LOD) equal to 0.2% TN
and This value Limit of Quantization (LOQ) equal to 0.5% TN, through acceptance of

international standards.
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msiawmetianisessilulasunmueludaniinldegludagiu \Wuisnsaidniginisiu

nous Wanwlau191nisiasigiues METHOD OF FERTILIZER ANALYSIS AOAC Official Methods of

aaa ¢

Analysis (2012) (AOAC, 2012: TOTAL NITROGEN 955.04) ifialsisiula11383 a5z lgdaugneas

wiugn wazlmnzauiuan NI Tziveie sl Juin1s3edndudeansiafigalainugneievesis

a

AATERlaglTunauNITNAFBUAIINGNABY (Accuracy) AI1ULIUE (Precision) wazUIuufan
4111303A T8l (Limit of Detection) Tun1suseiliuniugnaes Jinueidinundl %Recovery 79
ANULUTUVDIANTIATIEN 10% -100% 887 98-102 %Recovery wavnaaautvdAylneldatifnaaou

t (t-test) A7 t AINNITNAFDULBENIN ATt A1NATI wARIIIHANISNAFULUTAIULANFI9DE 19T

[

HodAgy n1sUsziuAuLiugt 970 Horwitz equation Tagly Horwitz’s Ratio 1A HORRAT Lnaus

nseausulaevily 0.5 -2 M AOAC 2000 (911W3,2553)

WQUszAA

=

1. wefigadanuldlivesiBnralinseilulasawnmualulendl feunastluldlusnuuinig

ATIRiATIEAieNUnz s ukaraIvanAundenunseslgide wa2518  uiluiuduleg

wa

wszs1 st @Uud 2) 1.7.2550

T o

2. wenau waswssumNnenvawinelUinTleseily  nguimun1snsIdeuiiviag

Y [y

Uaduniswdn  ddnmideuasiauinisinwasean?  Wilesunissusesnuuinsgiuaina  ISO/IEC

Burette Class A U@ 50 1adang

a

Kjeldahl tube wum 250 Haddns

17025:2005
guUnIaluaEAsALuNTg
gunsal
1. w3osdslndi 4 sumus
2. el 2 fums
3. a3estoslulnsiau Gerhardt
4. w3eandululasiau Gerhardt
5. gaaAiu
6. fauausau
.
8
9

Erlenmeyer Flask 3u1a 250 1a8an3

10. Volumetric flask 9119 1,000 {aadns wag 2,000 Hadans



11. Gnwnesauna 50, 100, 1,000 wag 2,000 Aaaans

AMEIGEY

1. Boric acid (H3BOs), AR grade
2. Kjeldahl tablets, AR grade

Alcohol 290 % , AR grade

Hydrochloric acid (HCL) 1 N, AR grade

Methylene blue (C;¢H1CIN5S), Indicator grade %30 AR grade
Methyl red (C;sH;sN5O,), Indicator grade %39 AR grade
Sodium hydroxide (NaOH), Commercial grade ‘vﬁaqaﬂﬁw
Salicylic acid [(C4H4)(OH) COOH], AR grade

Sulfuric acid conc. 93 % (H,SOq), AR grade

10. Sodium thiosulfate (Na,S,05 5H,0), AR grade

v o N o kW

11. Ammonium Sulfate [(NH,),SO,], AR grade d@1%3U%1 % Recovery
12. Sodium Carbonate (Na,COs), AR grade

% %

13. a@mqéﬁ%’mm Urea [CO(NH,),] BCR No. 179

[y 1% a o

14. 7879198930999 Calcium ammonium nitrate [5Ca(NO;), NHsNO; 10H,0] BCR No. 178
15. Ja0919895U589 Sodium Carbonate (Na,COs), SRM 351a

16. Sample Blank (l4{8gns 0-0-60)

Asnisnedauanuldlavasdsaseii
1. N1SANWINIAT Limit of Detection (LOD) wag Limit of Quantization (LOQ)

43 Sample Blank 41wtin 0.1xxx N3y AAs1znnuisiaseilulasunmuatudewnd (75-5.4-03)
laediAs1e9 10 91 Tuiinua A1uluAadevesaIneula ( X) adewuuuinsgiu(sD)

LOD ( ; + 3SD) wag LOQ ( ; + 10SD)
2. M3ANYINIAT A1UNABY (Accuracy) waz AINWLUET Precision ¥89353tA1eslulnsIAY
savunludeind fissduanududuge nane e

Faog19819895u509 (CRV) Tiazdummundudugs Tngld CRM Urea tiwiiin 0.1ocx n¥u - fsedi
auudunansld CRM Calcium ammonium nitrate 1R 0.2x0x N3 wazfaeEgeiisyfuAIY
s 1.0% N dhsdn 1o n30 wiasvh Reagent Blank Aiasizrinnuidsiiasehlulnsiauiiounaly

1%

Jeindl (T5-5.4-03) Ingasizniaudutuay 10 91 aglutufediuwasivasdn 10 Ju Juiinua uag

AmuIMARaveAIsuld ( X) wazAndeuuunInggIu (SD) waz % RSD wWisulieualaiuan



Fuses MANAMLYNABY (Accuracy) WazAuwAuET (Precision) Yedltlinsienlulasiaunmunludeiadl
Uszillumauazduiin d/lirunas

%3 Sample Blank W1in 0.1 N33 LazIANAI0819919995U T UAAZAUTNTY TnedidaDe19

] U £%

9198950504 (CRM) Nszduaududugs 14 CRM Urea dmitin 0.1ox N30 sgauanuidudunanaly
CRM Calcium ammonium nitrate 191N 0.2xx N34 WagMag1aseAuANLdudus 1.0% N dmidn
1o N5U WAnasly wieufuyin Reagent Blank Jinseinu3siasngilulasinuianualuewndl (TS-

1%

5.4-03) IngAATIERANUNTURE 10 91 MeluTudedukasivazsn 10 TuTuiinuaLasAmuIuAREY

Y8317 ula ( X) wazAndsauunInsgIu (SD) wae % RSD wisulteumnlaiuAfsuseswas CRM
MANAIUYNADY (Accuracy) WazA1AINLIUgT (Precision) veeidinsesilulasinunaunludewnd
Uszilunauazduiin inu/ldeinunas

N5AIU

Ysunalulasiaunaaatudeiad

%TN = N (HCD x (USu1e15 HCL 989a38819 (ml) — USu1es HCL 89 Reagent Blank (ml) x 1.40067 x

100

druinvessedis () x 1,000
Atomic Weight 9aslulasiau = 14.0067
1,000 = Conversion factor 27 [A95] Wy [Haddns]

100 = Conversion factor \Hu [1Wosidud]

A2UQNABY (Accuracy)

% Recovery = (ANaaeNiAs1zula/ Aassannlususes)x 100
\NUTIN1S8BNSU 98 - 102 % Recovery

Usziuanuuansalagly t-test
tep = (Aadeidwszils - Aassanlususea)/(SD/AM)

NAINITEBNTY Lo < tar § df= n-1 sziumnudesiu 95%
Ussifiurnemnuidesiu = Anade & [t x (SDAM) ]

A1L3IUE (Precision)



Predicted Horwitz RSD 0.66 x 2(10-5050)
C = Concentration ratio = % AN/ 100

HORRAT

% RSD/ Predicted Horwitz RSD
Wna9in1sUsELiy HORRAT < 2

szezIALazan UNAluNg

JLULLIAT 1 ganAy 2555 - 30 Augneu 2557

anuieniiiunts  vieslfuRnisnduiaunnisasivaeuiivuadadenisuan

v a v

dinIdouasiuINsnuensoni 7 2451903510 nsuIvIMsinens

NAN1SNAABILAZIANTA

HaN1INAGaIN 1 N15ANYIMIAY Limit of Detection (LOD) wag Limit of Quantization (LOQ)
n1511A1 LOD wag LOQ vaensiaszilulasiauimualudeainil Ine3ias1ey sample blank
WU 10 91 HaNTIATIBNLEATLUATT1N 1

M131901 nanFIeTgiUsinalulasunmualudeniiainnisinsied Sample Blank $1u3u 10 91

i Yo 0.2 N HCL(mD) | TN(%)

1 0.1034 0.05 0.1

2 0.1050 0.05 0.1

3 0.1072 0.05 0.1

i 0.1016 0.05 0.1

5 0.1068 0.05 0.1

6 0.1038 0.05 0.1

7 0.1081 0.10 0.3

8 0.1000 0.05 0.1

9 0.1060 0.05 0.1

10 0.1048 0.05 0.1

Aade (X) 0.105 0.06 0.1
AND8UULINATTIUSD) 0.003 0.02 0.04

AIUIAT LOD way LOQ



LOD =X + 35D = 0.1 + 3(0.04) =0.22

LOQ =X +10SD = 0.1+ 10(0.04) = 0.50

MsmUBINUAgANa1nsa e TIEild (LOD) Winfu 0.2 % TN uazUSinausngafianunsninsey
uarTIBIURELE (LOQ) Wiy 0.5% TN Feandilévanumsiunasinissonsunuuasgiuana wagls
neaeuLiofusudUiasanfiansalingiuarnsnunald (L0Q) lasnszilulasauimualy
foge CRM gidsidensiissduaandudu 0.5 %TN Fasigi 10 s1uieatu nan1sinsgiduandy
3971 2

M13197 2 wan1sieselulasiaunmualudiegns CRM gi3uiiaanesiiseauaududuy 0.5 %TN Lite

[
Ly [ a

guduA1 LOQ AAs1ey 10 9niuLfennu

¥

g1 vmdn (@ | 0.2 NHCL(MY | TN (9)
1 1.0158 1.8 0.4971
2 1.0083 1.8 0.5008
3 1.0215 1.8 0.4944
4 1.2129 2.2 0.5089
5 1.1834 2.1 0.4979
6 1.1629 2.1 0.5066
7 1.1604 2.1 0.5077
8 1.0287 1.8 0.4909
9 1.1591 2.1 0.5083
10 1.2215 2.2 0.5053

Awade | 1.1175 2.0 0.5018
?‘i']Lﬁ’EJ\“]LUUiﬂWiﬁ’]u 0.0877 0.2 0.0065
% RSD 1.29

ATUIUAT Accuracy MNANTNIN 2
ANSUSD9Y9 CRM  wWInAU 0.5000%TN
ANRAETIATIZAL AU 0.5018%TN @519 10 9N

% Recovery = (0.5018/0.5000) X 100 = 100.36 %



WNUANITERNSU = 98- 102%  WAMIINNIULNSINISERUSU
Uszilumnuwananalagly t-test

(0.5000-0.5018)/(0.0065/+/10 ) = 0.88

te><p
df = 10-1 =9ty 9 df = 9 ANWEIU 95 % WU 2.262
NNMTEBUTU o < o HAATIEIUNAEIINTERUTY

f9mT e 0.50+ [2.262 x (0.0065/+/10)] = 0.50 + 0.01%TN

=] J 14 [ o o o ad
HAN1sMAaN 2 n15AN¥INIAT AAINQNABY (Accuracy) Uag A21uUaIUEY Precision Y8475
Annerlulasaunmaaludendl Assiuanududugs nate a1
nsiaeilulasunmualusiegied1edeiuseseiFe (gas 46-0-0) szauanududugs
a ¢ Y  ada & + N Ay a wa a ¢+ [N 9
nsrafigataugndecislisilulasiauimualudenil Mveslfianmsimneideldedlulagdu

Y

¥i0819919895U584 (CRM) 0983y Ha

ee

(fawUasann AOAC, 2012: TOTAL NITROGEN 955.04) 31A51
ATIATIZY LAAIFIMTIT 3 - 6

M13199 3 wanFieTeilulasauianuelufieg1a CRM gise Aasei 10 $1iukieniu

il vt (@ | 0.2NHCL(mL | TN (%)
1 0.1027 16.9 46.56
2 0.1026 16.9 46.60
3 0.1006 16.6 46.55
4 0.1024 16.9 46.58
5 0.1027 16.9 46.56
6 0.1014 16.6 46.34
7 0.1026 16.9 46.47
8 0.1012 16.7 46.57
9 0.1030 17.0 46.58
10 0.1007 16.6 46.64

Awade | 0.1020 16.78 46.55
?i']LﬁENLUU@J']Wﬁ;ﬂ:']U 0.0009 0.155 0.08
% RSD : i 0.18

ATUIUAT Accuracy AT 3
ANSUTBIUD9 CRM  WINAU 46.54 + 0.08%TN

ANRABNIATIZALA WINAU 46.55%TN Fu@5129% 10 91



% Recovery = (46.55/46.54) X 100 = 100.01 %
WNU9INISERNSU = 98- 102%  WARAIINHIUNNINISERNSY
Uszilumnuwananalaely t-test

(46.50-06.55)/(0.08//10 ) = 0.20

te><p

df 10-1 =9ty 9 df = 9 ;Aadesiu 95% whiu 2.262

NAINITEONTY top <t HAPIIEIUNMIINTTEOUTY
grapudiotiu = 46.55+ [2.262 x (0.08/~+/10)] = 46.55 + 0.06%TN

M13199 4 Hamsiaszsitulasiaunavualy sample blank 7y CRM gi38 Jas1eit 10 91iudieniv

%1 i sample blank thwtin CRM (n$30) | 0.2 N HCL (mD) TN (%)
1 0.1024 0.1067 17.2 45.83
2 0.1092 0.1003 16.4 46.49
3 0.1050 0.1098 18.0 46.61
i 0.1075 0.1031 16.9 46.61
5 0.1084 0.1055 17.4 46.90
6 0.1094 0.1082 17.9 47.04
7 0.1066 0.1037 16.8 46.06
8 0.1045 0.1037 17.1 46.89
9 0.1073 0.1041 17.2 46.98
10 0.1081 0.1077 17.7 46.73

Anady 0.1053 17.26 46.61
?ﬁ']LﬁEJ\‘iLUUSJ’]C‘ﬁE’]u 0.0028 0.50 0.40
%RSD - . 0.85

ATUAUAT Accuracy NAS9T 4
ANSUTBIUD9 CRM 119U 46.54 + 0.08%TN

ANRAEMIATIZALS AU 46.61%TN AtAs1z4 10 91

% Recovery (46.61/46.54) X 100 = 100.16%

LNUNNITEDUTU 98 - 102%  LAAIIEIUNUINNITHBUSU
Usziuanuwanaalaely t-test

ty = (6.50-06.61)/(0.40//10 ) = 059



df = 10-1 =9ty N df = 9 ANUEEIU 95 % WiAU 2.262
NANMTEBUTU o < o HAATIHIUNATINTERUTY

depdetiy = 46.61+ [2.262 x (0.40/410)] = 46.61 + 0.28%TN

M19199 5 Han1seTeilulasiauiaualudiegns CRM gise Jasient 10 91 10 Ju

i v (@) | 02 NHCLMY | TN (9)
1 0.1140 18.95 46.82

2 0.1014 16.65 46.46

3 0.1055 17.00 45.82

4 0.1121 17.60 46.62

5 0.1123 17.60 46.54

6 0.1099 17.40 46.64

7 0.1079 17.20 46.96

8 0.1004 16.75 46.81

9 0.1033 17.25 46.78
10 0.1019 16.75 46.25
Aade 0.1069 17.32 46.57
?ﬁ’]LﬁEJ\‘iLUUﬁJ’WﬁE’]u 0.0050 0.67 0.33
% RSD 0.71

Precision 111@1 Intermediate Precision 210915790 5

Predicted Horwitz RSD = 0.66 x 2 (1-05logC)

0.66 x 2 (1-051080.4657)

= 1.48
C = concentration ratio = 46.57/100 = 0.4657

HORRAT (Horwitz's Ratio) % RSD/ Predicted Horwitz RSD

0.71/1.48 = 0.48

\nagINsUsEEY  Horrat < 2 WARSITHIULNEUTINTIBNSU



M19199 6 wanFInTelulasauianuety sample blank AWdis CRM gi38 31A519% 10 91 10 Tu

il Yot sample blank vhwdn CRM (n%30) | 0.2 NHCL | TN (%)
1 0.1005 0.1220 20.25 46.52

2 0.1012 0.1010 16.60 46.50

3 0.1023 0.1165 18.30 46.64

4 0.1038 0.1130 17.80 46.77

5 0.1041 0.1080 17.10 46.64

6 0.1092 0.1020 16.00 46.21

7 0.1008 0.1006 16.85 46.99

8 0.1032 0.1014 16.95 46.90

9 0.1049 0.1059 17.35 46.10
10 0.1042 0.1049 16.85 45.90
ﬂ'%aﬁ'a 0.1034 0.1075 17.41 46.52
?‘hLﬁﬂQLUU@JWWii’]u 0.0025 0.0074 1.18 0.35
%RSD 0.76

Precision 111@1 Intermediate Precision 210015199 6

Predicted Horwitz RSD

C = concentration ratio

HORRAT (Horwitz's Ratio)

WnaNISUSEIY  Horrat < 2

- 066 x 2 (1-05l)
0.66 x 2 (1-0.510g0.4652)

1.48

= 46.52/100 = 0.4652
% RSD/ Predicted Horwitz RSD

0.76/1.48 = 0.51

ARSI ULN NN TYBUSU




nsaeseilulasiaunavualuiiegidnedeiusasuaadsananluionlunm (gas 26-0-0) (szAu
}24 }%4
ANULYUVUNANY)
nsrafigataugndedislssilulasiauiualudenil Meslfianmsiwaeideldedlulagdu
(PaUasa1n AOAC, 2012: TOTAL NITROGEN 955.04) 31A511#78819919895U589 (CRM) U949 LAaLTay
wenlufenlunsn (@ns 26-0-0) NANITIATIEMUAAIRINNTIN 7-10

A15°99 7 wan1siengilulasinuiaualudiedns CRM uaa@ouweslaileulunsy (@ns 26-0-0)

AL 10 G IUREINUY

¥

g vmidn () | 0.2 NHCL(mY | TN (%)
1 0.2072 19.00 25.94

2 0.2059 18.90 25.97

3 0.2046 18.80 26.00

i 0.2062 19.10 26.21

5 0.2038 18.70 25.96

6 0.2044 18.80 26.02

7 0.2033 18.60 25.89

8 0.2017 18.50 25.95

9 0.2055 18.90 26.02
10 0.2010 18.40 25.90
Aade 0.2044 18.77 25.99
ﬁWLﬁSQLUUN"IGﬁEWU 0.0020 0.221 0.09
% RSD 0.35

ATUIUAT Accuracy NAITNA 7
ANSUS9YY CRM  WNAU  26.02 + 0.05%TN
ANRALTIATIZAL AU 25.99%TN w124 10 90

% Recovery (25.99/26.02) X 100 = 99.87 %

NTINSEDUSU 98- 102%  UEAIIIWNIUATINTEOUSU

Usziuanuwanaaleely t-test

tep = (26.02-25.99)(0.09/+/10 ) = 1.17



df = 10-1 =9ty N df = 9 ANUEEIU 95 % WU 2.262
NATNITEONTY top <t HAPIIEIUNMIINTTEOUSY

depdetiy = 2599+ [2.262 x (0.09/410)] = 25.99+ 0.06%TN

A1519% 8 wan s zilulnsiauvianualu sample blank 71LAin CRM waawdeutonlauiaulumnsy

(@m3 26-0-0) AN 10 FrTUdEiU

¥

g7l vhwedn sample blank v CRM (n3a1) | 0.2 N HCL(mU | TN (%)
1 0.1083 0.2042 18.70 25.69

2 0.1065 0.2009 18.60 25.97

3 0.1045 0.2036 18.70 25.77

4 0.1062 0.2006 18.40 25.73

5 0.1069 0.2021 18.70 25.96

6 0.1035 0.2042 18.90 25.97

7 0.1044 0.2059 19.10 26.03

8 0.1012 0.2010 18.80 26.24

9 0.1011 0.2003 18.40 25.77
10 0.1038 0.2040 19.00 26.13
ﬂl’]LQgEJ 0.1046 0.2027 18.73 25.93
Adeauuasg 0.0024 0.0019 0.23 0.18
%RSD 0.70

ATUIBAT Accuracy 91NAN51991 8
A5UT89Y89 CRM WU 26.02 + 0.05%TN
Aadeiinszild Wity 25.93%TN 3As9 10 91

% Recovery = (25.93/26.02) X 100 = 99.64%
INUINITEBNSY = 98-102%  LaAASIWIUNATINITURUSY

Uszilumnuwananalagly t-test

top = (26.02-25.93)/(0.18/~/10 ) = 1.63
df = 10-1 =9t 9 df = 9 anudetu 95% Wiy 2.262




NATNITEONTY top <t HAPIIEIUNMIINTTEOUSY

depdesiy = 25.93 + [2.262 x (0.18/4/10)] = 25.93 + 0.13%TN

M15199 9 wan1Tmseilulasunualudieg1s CRM waa@uuweuluiflenlumm (gns 26-0-0)

AL 10 91 10 Ju

¥

gl ¥idn (@ | 0.2 NHCL(mD | TN (%)
1 0.2042 18.70 26.04

2 0.2183 19.20 26.12

3 0.2202 19.30 26.03

4 0.2060 18.20 26.02

5 0.2039 18.10 26.15

6 0.2040 18.65 25.70

7 0.2011 18.25 25.88

8 0.2052 18.45 25.69

9 0.2309 19.60 26.37
10 0.2180 19.95 25.67
Aade 0.2112 18.84 25.97
?ﬁ']LﬁEJ\‘iLUU@J'Wﬁi']u 0.0099 0.638 0.23
% RSD 0.88

Precision #11@1 Intermediate Precision 2100115199 9

Predicted Horwitz RSD = 0.66 x 2 (1-05lg0)

0.66 x 2 (1-0.510g0.2597)

= 1.62
C = concentration ratio = 25.97/100 = 0.2597

HORRAT (Horwitz's Ratio) % RSD/ Predicted Horwitz RSD

0.88/1.62 = 0.54

WnasINsUSEEY  Horrat < 2 WARSITHIULNEUTINTIBNSU



A15199 10 wan19AsIERlulasiausianualy sample blank 7Ais CRM waat@enweuluiioulumnsy

(@m3 26-0-0) AATIEN 10 91 10 Tu

i vt sample blank v CRM (n3a1) | 0.2 N HCL(mU | TN (%)
1 0.1060 0.2138 19.50 25.93

2 0.1020 0.2115 18.50 25.97

3 0.1021 0.2214 19.40 26.02

4 0.1044 0.2049 18.00 25.88

5 0.1073 0.2281 19.20 26.15

6 0.1071 0.2131 19.40 25.97

7 0.1073 0.2281 19.00 25.88

8 0.1062 0.2086 19.30 26.02

9 0.1023 0.2394 22.10 25.89
10 0.1003 0.2334 21.40 25.71
ﬂI’ILQ’gE’J 0.1045 0.2202 19.58 25.94
ﬁqLﬁSQLUUN"Imiiqu 0.0026 0.0116 1.25 0.12
%RSD 0.45

Precision #11@1 Intermediate Precision 210015799 10

Predicted Horwitz RSD = 0.66 x 2 (1-050)

0.66 x 2 (1-0.510g0.2594)

= 1.62

C = concentration ratio = 2594/100 = 0.2594

HORRAT (Horwitz's Ratio) % RSD/ Predicted Horwitz RSD



= 0.45/ 1.62= 0.28

WnNSUSEEIY  Horrat < 2 LERIINTNIULNINISEDUSU

153512 UIASLIUNIMUATUA819919D95UTD9 SLAUAMUTUTUAN
a & Y  ada & + AN Ay a wa a & + PN Y
nsrafigataugndecislissilulasiauimualudenil Mveslfianmsimneideldedlulagtu
(finuUaga1n AOAC, 2012: TOTAL NITROGEN 955.04) 31A51211678619819895U509 (CRM) 048138
SEAUAMULTUTUSI 1.0 % TN HANNTIATIZABEAIAINITIN 11 - 14
&

M19197 11 wan1sieseilulasiaunmualufiegns CRM 93y seAuaadutusi 1.0 % TN Jasie

10 9 uLAeINU

il vt (@ | 0.2NHCL (ML) | TN (%)

1 1.4654 5.2 1.0040

2 1.5648 5.6 1.0125

3 1.5126 5.4 1.0101

4 1.4166 5.0 0.9986

5 1.5799 5.6 1.0029

6 1.4413 5.1 1.0012

7 1.5719 5.5 0.9900

8 1.5946 5.6 0.9936

9 1.5081 5.4 1.0131

10 1.4455 5.1 0.9982

Aade 1.5101 5.4 1.0024

FhLﬁEJ\‘iLUUNWC‘ﬁj’]u 0.0654 0.23 0.0078
% RSD 0.78

ATUIUAT Accuracy NANTNI 11

ANSUSD9Y9 CRM  WNAU 1.0019 %TN



ARdeiIATeld Wity 1.0024%TN F1a5189% 10 90
% Recovery = (1.0019/1.0024) X 100 = 100.05%
WNUANISERNSU = 98- 102%  WAMIINKNIWLNSINITEDNSU

Usziumnuwananalagly t-test

(1.0019-1.0024)/(0.0078//10 ) = 0.23

te><p

df

10-1 = 9t 71 df = 9 ANUReU 95 % WU 2.262
NANMTEBUTU o < o HAATIHIUNAINTERUTY

depnudetiu = 1.0024 + [2.262 x (0.0078/~4/10)] = 1.00+ 0.01%TN

M990 12 wan1shasieilulasiauianunly sample blank Aia CRM giasgauaudutui 1.0

%TN A57129 10 F1iude Iy

i Yo sample blank onin CRM (M%) 0.2 N HCl TN (%)

1 0.1022 1.1582 4.1 0.9932

2 0.1012 1.2625 4.5 1.0000

3 0.1002 1.4553 52 1.0025

a4 0.1023 1.4144 50 0.9918

5 0.1033 1.3377 4.8 1.0067

6 0.1026 1.2841 4.6 1.0050

7 0.1030 1.3697 4.9 1.0037

8 0.1006 1.3509 4.8 0.9969

9 0.1022 1.3432 4.8 1.0026

10 0.102 1.2593 4.5 1.0025

F’]"]LQ?%EJ 0.1020 1.3235 4.72 1.0005

FhLﬁEJ\‘iLUUJJ'TGﬁi']u 0.0010 0.0855 0.31 0.0050
%RSD 0.50

ATUANAN Accuracy 91NR1599 12
ANSUT9YY CRM  wnAu  1.0003 %TN

ANRASNIASIZALA WindU 1.0005%TN 35129 10 91




% Recovery = (1.0005/1.0003) X 100 = 100.02 %
INUINITEBNSY = 98-102%  WLEAIIWIUNINITERUSU
Usgiliuanuuansnglaeld t-test
tap = (1.0003-1.0005)/(0.005/~/10 ) = 0.11

df

10-1 = 9t W df = 9 ANUENU 95 % WU 2.262
NNMTEBUTU o < o HAATIHIUNAINTERUTY

depnuderiu = 1.00 £ [2.262 x (0.005/4/10)] = 1.00 + 0.01%TN

M13197 13 wan1sesgilulasiauiaaunludiegns CRM giseseaunnudududi 1 % TN Jasien

10 %1 10 Sy

i it (@ | 0.2NHCL (ML | TN (%)

1 1.1489 4.10 1.0007

2 1.2018 4.00 0.9883

3 1.1693 4.00 1.0076

4 1.0454 3.60 1.0144

5 1.0546 3.75 1.0145

6 1.0318 3.70 1.0086

7 1.1349 4.10 1.0130

8 1.1182 3.80 1.0010

9 1.5000 5.10 1.0015

10 1.6271 5.50 0.9957

Aade 1.2032 4.17 1.0045

F]"]LﬁEJQLUNJJ’lGIﬁi’m 0.2000 0.63 0.0086
% RSD 0.86

Precision #11@1 Intermediate Precision 21na1519% 13

Predicted Horwitz RSD = 066 x 2 (1-05l00)



0.66 x 2 (1-0.510g0.100)

= 2.64

C = concentration ratio = 1.0045/100 = 0.100

HORRAT (Horwitz's Ratio)

% RSD/ Predicted Horwitz RSD

0.86 /2.64 = 0.33

WnANISUSEEIY  Horrat < 2 LERIINTNIULN NSNS U

M13197 14 wan1siesesilulasiauriananly sample blank Ay CRM gi3852AuAMMLTNTUeT 1.0 %

TN AAs129% 10 91 10 U

il Yo sample blank i CRM (n3a) 0.2 N HCl TN (%)

1 0.1053 1.0858 3.60 0.9845

2 0.1059 1.1428 3.80 0.9874

3 0.1065 1.1725 4.00 1.0049

a4 0.1060 1.0506 3.40 1.0054

5 0.1037 1.0105 3.60 1.0165

6 0.1040 1.0326 3.70 1.0078

7 0.1020 1.0145 3.40 0.9952

8 0.1015 1.0081 3.40 1.0015

9 0.1035 1.0027 3.40 0.9988

10 0.1073 1.0058 3.40 1.0038

ﬂ"]LQa‘lEJ 0.1046 1.0526 3.57 1.0006

Andeauunnsgiu 0.0019 0.0614 0.211 0.0096
%RSD 0.96

Precision #11@1 Intermediate Precision 100151971 14




Predicted Horwitz RSD = 0.66 x 2 (1-05lC)

0.66 x 2 (1-0.510g0.01)

= 2.64
C = concentration ratio = 1.00/100 = 0.010
HORRAT (Horwitz's Ratio) = % RSD/ Predicted Horwitz RSD
= 0.96 /2.64 = 0.36
WnanIsUsEEY  Horrat < 2 WAAIIINIULN NN TE DS

ayunan1vnaauaztalauaLug

o fuRnsnguitnnnmsnmaaeuiituayadenisnan dinidouasiauinisinumsiunil 7 nageu
Fiereilulasauimunludowed SeiauUaminiBnisues AOAC (2012) fn1sUseifiuaaugnies
(Accuracy) AULAUE (Precision) LLasﬂ%mmﬁwqmﬁmmsaiLﬂswﬁlﬁ (Limit of Detection) nageu
Tnoldetn9919855u504 (Certified Reference Material; CRM) fiszsuaanandudu ga nans ¢ nan1s
naaeuUszifiuANgNFesan 3 35 Ao 1.11A1 Recovery MsgduaIduty gs nans A lewinAy
100.01%, 99.87% uay 100.05% AWEINU 2. MAIANAULANANYBIA AT EsldTuA19Tav0s CRM
Tneld t-test Aszdumnmidudu ge nana é1 ldwifu 0.20, 1.17 wag 0.23 Muddy waz3 Useifiugig
AT 46.55£0.06%TN, 25.9940.06%TN ay 1.00£0.01%TNANasU Uszidiuanuuaiug
Tngldanns Horwitz’s Ratio ¢ HORRAT winfu 0.48, 0.54 wag 0.33 muddu Msmuinasan
faunsodiasesild (LOD) wirfu 0.2 % TN wazUTanasgaiiannsaiinsginasseaunals (LOQ)

WU 0.5% TN FIALANIUANILLN 9N TEOUTUAULIATFIUENG

st lUIgUsele vl

1. Fweseilulasuiamueludewniinlasunisnssaeuanuldliveisiingeiudl a1unsn

ada

Uunduisinsgiuinsgiuessiealuanig nquiauinisasivdeuiistdadunisnds
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2. Jumsusziunaunmuaiansiesiziinfianugnies wiudl uazidotiold
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\ieveNn135UTeNTgI ISO/IEC 17025 sialy
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AOAC OFFICIAL METHODS OF ANALYSIS. 2012. METHOD OF FERTILIZER ANALYSIS. Nitrogen (Total)

in Fertilizers (Kjeldahl Method) 955.04
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